CHAPTER X.
PART I. FERRO-MANGANBSE.
GRAVIMETRIC METHOD.
DISSOLVE one gram of sample in 50 c.c. of 1.20 nitric acid in a No. 4 porcelain dish. Remove the watch glass. Evaporate to dryness. Ignite to low red heat to destroy the carbon. Replace the cover. Dissolve in 40 c.c. cone, hydrochloric acid. Heat until fumes of chlorine have disappeared. Filter into an 800 c.c. beaker. Wash the residue on the filter with i : 10 hydrochloric acid until it is free from iron test. Wash it further with water until it is free from chlorine test. Ignite the residue in a weighed crucible and finish for silicon as in steels.
Dilute the filtrate and washings to 300 c.c. Add dilute ammonia until one drop produces a precipitate that fails to dissolve with persistent stirring. Now add one drop, only, of i : i hydrochloric acid. Also pour into the solution i .5 c.c. of ammonium acetate for every 100 mgs. of metallic iron supposed to be present. (The ammonium acetate solution is prepared by dissolving 50 grams of the salt in 50 c.c. of water. Add dilute ammonia to this solution a drop at a time until it smells very faintly of ammonia.* Add water until the total volume of the acetate solution is 100 c.c.) Heat to boiling. Boil one minute. Permit the precipitate to settle a few moments. Stir in some paper pulp. Filter hot. Wash fifteen times with hot water containing 2 c.c. of ammonium acetate to 100 c.c. of water.
Redissolve the precipitate with 10 c.c. of hot i : i hydrochloric acid. Wash the filter free from iron test. Dilute the filtrate and washings to 200 c.c. and precipitate it again as before.
* Or reacts slightly blue with red litmus paper. 188